Key indicators: single-crystal X-ray study; T = 297 K; mean (C-C) = 0.002 Å; R factor = 0.042; wR factor = 0.117; data-to-parameter ratio = 15.0. organic compounds o2048 Bustos et al.
In the title compound, C 23 H 18 N 2 O 3 , the interplanar angle between the benzoyl units is 80.51 (6) while the dihedral angles between the hydrazinylidene and benzoyl groups are 43.43 (6) and 54.16 (6) . In the crystal, a strong resonanceassisted intramolecular N-HÁ Á ÁO hydrogen bond is observed. The molecules form an inversion dimer via a pair of weak C-HÁ Á ÁO hydrogen bonds and ainteraction [centroidcentroid distance of 3.5719 (10) Å ]. These dimers are linked via weak C-HÁ Á ÁO contacts, forming chains along the b axis.
Related literature
For details of the synthesis, see: Yao (1964) . For resonanceassisted hydrogen bonds and related structures see: Bertolasi et al. (1993) ; Bustos, Alvarez-Thon, Barría, Cá rcamo & Garland (2011) Table 1 Hydrogen-bond geometry (Å , ). Symmetry codes: (i) Àx þ 2; Ày þ 1; Àz; (ii) Àx þ 2; Ày; Àz.
Data collection: SMART (Bruker, 2001); cell refinement: SAINT (Bruker, 2000); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: XP in SHELXTL-PC (Sheldrick, 2008); software used to prepare material for publication: PLATON (Spek, 2009) and Mercury (Macrae et al., 2008) .
The molecular structure of the title compound, (I), is shown in Fig. 1 . In (I), the interplanar angle between the benzoyl units is 80.51 (6)°. The corresponding angles between the hydrazinylidene and the benzoyl groups are 43.43 (6) and 54.16 (6)°, respectively. In (I), a strong resonance-assisted intramolecular hydrogen bond N2-H1···O2 is observed ( Fig. 1, Table 1 ). In the crystal, the entire supramolecular structure is constructed by weak intermolecular interactions. The molecules form an inversion dimer via a pair of weak C15-H15···O3 i hydrogen bonds and an inter-ring π-π interaction with a centroid-centroid distance of 3.5719 (10) Å, (Fig. 2, Table1 ), and these dimers are linked via weak C21-H21···O1 ii contacts to form chains along the b axis (Table 1, 
Experimental
Chemicals: 1,3-diphenylpropane-1,3-dione, 4-aminoacetophenone and sodium nitrite were procured from Sigma-Aldrich and sodium hydroxide, hydrochloric acid, sodium acetate and solvents from Merck. These chemicals were used without previous purification.
Procedure: In a 500 ml beaker flask were dissolved 2.29 g (0.01 mole) of 1,3-diphenylpropane-1,3-dione (98%) in 100 ml of an ethanol solution containing 0.4 g (0.01 mole) of sodium hydroxide. This solution was then buffered by adding 4.80 g of sodium acetate trihydrate. The resulting β-diketonate solution was diluted with water to a volume of about 220 ml, and stirred and cooled at -5 °C. On the other hand, in another 50 ml beaker flask, a diazonium ion solution was prepared adding 1.36 g (0.01 mole) of 4-aminoacetophenone (99%) in 8 ml of hydrochloric acid (5 mol/L), cooling at -5 °C, and adding dropwise a saturated aqueous solution containing 0.69 g (0.01 mole) of sodium nitrite. The diazonium salt solution was then added dropwise with vigorous stirring into the buffered β-diketonate solution. During the addition an orange solid was observed. This precipitate was filtered by suction and washed with an abundant quantity of water. Yield: 95% of crude product. Single crystals suitable for X-ray studies were obtained by recrystallization from a concentrated solution of the compound in ethanol. supplementary materials sup-2 Refinement All hydrogen atoms were found in difference Fourier maps. The hydrogen attached to N2 was refined freely against the diffraction data, but all other H atoms were placed in geometrically idealized positions and constrained to ride on their parent atoms, with aromatic C-H = 0.93 Å, methyl C-H = 0.96 Å and U iso (H) = 1.2U eq (aromatic C) or U iso (H) = 1.5U eq (aliphatic C). Fig. 1 . View of the title compound with the atom numbering scheme. Displacement ellipsoids for non-H atoms are drawn at the 50% probability level. The strong intramolecular hydrogen bond (N2-H1···O2) is depicted with a dashed line. Refinement. Refinement on F 2 for ALL reflections except those flagged by the user for potential systematic errors. Weighted Rfactors wR and all goodnesses of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The observed criterion of F 2 > σ(F 2 ) is used only for calculating -R-factor-obs etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Figures
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) 0.0558 (7) 0.0521 (7) 0.0599 (7) 0.0007 (5) 0.0269 (6) 0.0023 (5) N2 0.0609 (7) 0.0553 (7) 0.0565 (7) −0.0054 (6) 0.0272 (6) −0.0033 (6) supplementary materials sup-5 C1 0.0557 (8) 0.0551 (8) 0.0575 (8) −0.0020 (6) 0.0213 (7) −0.0008 (6) C2 0.0651 (10) 0.0603 (9) 0.0624 (9) 0.0029 (7) 0.0171 (7) −0.0030 (7) C3 0.0845 (12) 0.0659 (10) 0.0779 (11) −0.0140 (9) 0.0155 (9) −0.0068 (8) C4 0.0678 (12) 0.0955 (13) 0.0937 (13) −0.0240 (10) 0.0202 (10) −0.0023 (11) C5 0.0634 (10) 0.1010 (13) 0.1007 (13) −0.0049 (10) 0.0382 (10) 0.0007 (11) C6 0.0660 (10) 0.0693 (9) 0.0839 (11) −0.0041 (8) 0.0367 (9) −0.0079 (8) C7
0.0568 (8) 0.0532 (8) 0.0631 (9) 0.0026 (6) 0.0281 (7) −0.0019 (6) C8 0.0543 (8) 0.0482 (7) 0.0596 (8) −0.0012 (6) 0.0251 (7) −0.0032 (6) C9 0.0611 (9) 0.0534 (9) 0.0659 (9) −0.0073 (7) 0.0272 (7) −0.0019 (7) C10 0.0502 (8) 0.0592 (8) 0.0576 (8) −0.0064 (6) 0.0229 (7) −0.0008 (7) C11 0.0641 (9) 0.0706 (9) 0.0678 (10) −0.0048 (7) 0.0296 (8) 0.0065 (8) C12 0.0730 (11) 0.1068 (14) 0.0602 (10) −0.0058 (10) 0.0300 (9) 0.0045 (9) C13 0.0783 (11) 0.1076 (14) 0.0682 (11) −0.0035 (10) 0.0346 (9) −0.0178 (10) C14 0.0774 (11) 0.0805 (11) 0.0792 (11) 0.0091 (9) 0.0333 (9) −0.0110 (9) C15 0.0605 (9) 0.0684 (9) 0.0604 (9) 0.0038 (7) 0.0239 (7) −0.0005 (7) C16 0.0480 (7) 0.0482 (7) 0.0546 (8) 0.0045 (6) 0.0204 (6) 0.0029 (6) C17 0.0609 (9) 0.0552 (8) 0.0573 (8) 0.0005 (7) 0.0295 (7) 0.0027 (6) C18 0.0607 (9) 0.0543 (8) 0.0536 (8) 0.0006 (7) 0.0216 (7) −0.0002 (6) C19 0.0456 (7) 0.0527 (8) 0.0564 (8) 0.0050 (6) 0.0183 (6) 0.0061 (6) C20 0.0549 (8) 0.0662 (9) 0.0621 (9) 0.0014 (7) 0.0306 (7) 0.0062 (7) C21 0.0605 (9) 0.0604 (8) 0.0545 (8) 0.0001 (7) 0.0267 (7) −0.0036 (7) C22 0.0492 (8) 0.0612 (9) 0.0665 (9) 0.0032 (6) 0.0173 (7) 0.0137 (7) supplementary materials sup-9 
